C 24 H 18 O 8 , monoclinic, P2 1 /n (no. 14), a = 3.9930 (7) 
CCDC no.: 1553277
The crystal structure is shown in the figure. Tables 1 and 2 contain details on crystal structure and measurement conditions and a list of the atoms including atomic coordinates and displacement parameters. 
Source of material
To remove oxygen, a 50 mL flask with a mixture of dry toluene (20 mL), copper(I) iodide (57.0 mg, 0.30 mmol), Pd(PPh 3 ) 4 (184 mg, 0.15 mmol), and triethylamine (5 mL) was deoxygened twice with N 2 and sealed. The mixture was stirred at 25°C for 15 min, and then a solution of dimethyl 5-ethynylisophthalate (1.88 g, 4.31 mmol) dissolved in dry toluene (10 mL) was added dropwise. The mixture wasstirred for 4 h at 85°C. The resulting solid was separated by filtration and dissolved in dichloromethane. The organic phase was washed with water and dried over anhydrous MgSO 4 . Volatiles were removed by evaporation under reduced pressure, and the residue was purified by flash chromatography (silica, hexane/ethyl acetate (5:1)) to provide a yellow solid (yield 65%) [4] . Colorless block crystals were obtained by slow evaporation at room temperature from dichloromethane and ethyl acetate in a 5:1 ratio.
Experimental details
All hydrogen atoms were placed in calculated positions and refined using a riding model. Methyl C-H bonds were fixed at 0.97 Å, with U(H) = 1.5 U eq (C), and were allowed to spin about the C-C bond. Aromatic C-H distances were set to 0.95 Å and their U iso set to 1.2 times the U eq of the parent atom.
Discussion
In recent years, tetracarboxylate ligands, especially elongated tetracarboxylic acids, have been widely used in the construction of MOFs, including not only stable MOFs with large pores but also MOFs that are applicable in adsorption and storage of nitrogen, hydrogen, an methane [5] [6] [7] [8] . In order to confirm the structure of the tetraacid, we obtained a single crystal structure of an important precursor.
The asymmetric unit of the title structure is one half of a molecule located around an inversion center (cf. the figure) . Interestingly, the molecule is not completely planar molecule. The central two acetylene bonds are not in a straight line.
Thus, the aryl moieties are twisted to each other. The title crystal structure has could contribute to the understanding of the true structure of graphite alkyne, which tends to belong to two-dimensional plane, or graphene has the quasi-twodimensional structure with long-range fluctuation [9] .
